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Abstract of JP6136122 

PURPOSETo obtain a polyimide having improved surface characteristics and suitable for a liq. crystal 
orientation film by cyclizing a polyimide precursor obtd. by the reaction of a diamine contg. a specific 
diaminobenzene deriv. with a tetracarboxylic acid compd. 

CONSTITUTION:A diamine contg. at least 1mol% diaminobenzene deriv. of formula I (wherein n is 7- 
21) is reacted with a tetracarboxylic acid and its deriv. to give a polyimide precursor having a reduced 
viscosity (at 30 deg.C, in N-methylpyrrolidone, in a concn. of 0.5g/dl) of 0.05-5.0dl/g, which is cyclized 
to give a polyimide contg. at least 1mol% repeating units of formula II (wherein A is a tetracarboxylic 
acid residue; n is 7-21). The polyimide has improved surface characteristics and is suitable esp. for an 
orientaion film of a liq. crystal display device. 



Data supplied from the esp@cenet database - Patent Abstracts of Japan 



http://v3 .espacenet.com/textdoc?DB=PAJ&&IDX=JP6 1361 22&F=0 



6/29/2005 



(i9)h*hmmw (jp) (12) 5: 1 # i^Ffi f (a) immm&mn 

#IB¥6- 136122 

(43)&WB ¥>£ 6 ¥ (1994)5^178 

(so inta 5 mmn m&mn fi «ffi**mr 

C0 8G 73/10 NTF 9285 -4 J 

C 0 7 C 217/76 7457-4H 
G 0 2 F 1/1337 5 2 5 9225-2K 



mm* st#«®»7(£ n jo 



(21)ti|g#^ 


#gJR-284623 


C71)ffl*A 


000003986 










(22)tHS0 


¥^4^(1992)10^220 




^IB^EaKttBQJSBr 3 TB 7 Sffi! 1 






(72) m% 


fc¥ ft* 








1^H»»«TW#ir722#iftl B*flS*X 














(72) mm 


to m 
























A3 4BB 








T*Jiffi«itplWBI722S» 1 BSft#I 



















(54) [£9J<Z>«fN 5^3/^>*>B»^rWU^3FIktffltli!«ll 



fc^73>-^h9***>«*6*«#U-f 3H, & 
[ftl] 

( I ) 



CHrO^CH^CH, 



(57) BNU 

* S>7 3 y "< >if >£jf&-T£. 

NH|^, NH, 

o 



immomm 

NH 



(2) 



* [ftil 



# 



6-136122 



NH 



C 1 J 



CH 2 -0-^CH 2 >r-CH3 

««f. n»47H±2 lKTO«»*«-r) ?^$ns * M*g2] HKSC [1) 
5>757*>*>ll*#. [ft 2] 

NH, ^ N H 2 




C 1 ) 



C H 2 -0-^C H 2 ^C H 3 

(t>ffln*tllPii2 1 aT©SIST*^W*a 1 CRO ★ [M*fl 3 ] HRS C 1 1 
^75/^>-tf>Sfl#. ★ [ft 3] 

NH.! ^ N H 2 




( 1 ) 



CH 2 -0-(CH 2 )TrCH3 



E*S*. MTCttllEtfO. 0 5~5. 0 dl/g (fl£3-fr [ft4] 



-N 





Y Y ¥ 



C2) 



CHrO-(CH 2 ^rCH 5 

(SC«f>. Attrh5*^#>»fe«*T*4««)#ai ♦H. 
2, ntt7£l±2 l£tT©«E*fc3rr) T*$n-5«iD 01*914] -*5S [2] 

£i,*ttfc*s< 1 1> i **xfiu«r"r**u-f [ft 53 



C2) 




- N A 

Y Y 




CHrO-(C H 2 ttt-C H, 

ttmxm 3 u -r 5 h. 

[|»#816] rh?**#>i*K«®rWWfe&», 1. 
2. 3, 4- ^ D ^ > x h 5 * 2 * * Jl 



(3) 



[ft** 7] »*B3fc|B«0!)#U-fSF«fflV»fc* 
[0 0 0 1] 

©ftB1«S*«r*fc».Clft»lC»«*«Tr#ftfc 
ft«7;MnMS£W"J-4-773>*«fctf. WISMflftK 

«. *«wo«a»tewaw«n&# , J-f3Htt, aft 

[00 0 2] 

[&*©&«] *«J-fSHtt*©Wit**KV» 
lltt, »»fttt©&*fc, 

So b*>U ££©«£• *^##©8JI»B#3;l/ 

<. *nfcjf«UT, ftv»&na#ftKWi/r 

[0 0 0 3] flBW»6*U-f 5 FfcLTHRte 

**M«i*-3TVi&. H»c, fcft£*iii7©El«Jllffl 
ilKSUTa, &ft£ffi©^Rte<hWAtt(3>;Lt::, £n 

ft#*®WMMfc, BttlBft«»H6n5»fT. tf'J-fS 

[0004] iM^m ffii©«ftft¥tt£ft:« 

fMbfcftjjUR^TN&D, ftftttfcAgftftTfcO. HI 
ft«a*.*3V»ft©Wfc9iSBan, ifi¥, Sir^X 

So &frTfcE©ftft»3Sfttft****Tx*v**ft 
*ftV». ffl*fl^tS-^©«ffiS«©-?-n^tl©#ffiT 

*«^ft»«fc»i/¥fffci»i**, m^ft^© 
Efi#ffl#sv»fcex**<fc5Kft*«&a*Gfetf 40 

£, f-fXfyPW-f^l (TNffl) ©ftJHMft 
fflJHWwftm *©ft»»fct>©T!**. 

[0 0 0 5] C©±5}4TNl!©*ft«** : PC*V>T 
SltBCfc, Sir, «l^*.WRlc»l/C-*©(W* 

[o 0 0 6] « 1 ©#fctt, ■ftit^ftftoiKmcx 



6-136122 



£©2r8.T!tt. -€©^Fftftrr«5Sf«bfcElR«4 
ft&n*feffl©iftWfc^*«Ttt&K ft2©^ffi 

>, tfUXX5Srt*©#T-ft#l*llC?b:>4fU 7tf 

a, it«tt#ftfc*ftbfce«jw»&n*fc», uttt 
Ktt»6^©3&ft««afflanT^s. #««ibTtt> 

f, #u-f3Fft«ai«f6n««». ftwwffttt, m 

ftfttt»©A*6#U-f 3 F«»ftfeHR»tftft«nT 
V>S. bfrU #«M 3F©7tf>^C«fcoT#&n5 
^Fftttftft 1~ 3° gftTfcD. *na±©»v»9 1 
;l^ft£#5©ttH8tTi&ofc. 
[0 0 0 7] 

[»f|jW)Hfcl/J:3fr*WB #U-fSF©*ft3fc« 

ttft*jM-*fc»fc. ifi¥. ft*tt<t»fta*irr*# 

IMS F#ftft3tlT»«. HAS. ^HBS61-83228 
% #18861-118424 ^ftiffctt, #^5H©ISS0 
lt>tbT#U->0*-!J->*ftfc73y*ftWr*^7 
5>ftftV», #>J'f5F/'>D**>^ny^ftft'&# 
it, #U-fSFfc»o*ttft»fc*±5fr*tt»*« 
fl£SnTV>£„ ^©Jg&lca. 'sU*rDr>$&<Dmtn 
fc*fc*U-f 3 F©tto*tttt**<a!«*©©ftlW 
*ftjW^Tr«tV>5IWW»»9fc. #H¥2-49 
029 #M¥2-60933 ^fct'Ctt, tfU-f 3 FOJRft 
©l^tbT7yftftd#"f*^73>Xtt»ft**ft 
ftV». #U-f 3F5mMM , fctto*tt©7y«**ft 
fcftAU #U-fSHlcll*tt*ft&*J:9i1-*l*» 

jwiftanc^*. u*u £©8&7yft&-£irrs 

'773 >X«&M*«J©£jS«£&-mfc < , Ift«K 
«L3*#STH:&<, J;D«ftfc#yf3Ffctto 
*tt*ftfc**«»©BI«jWI*nTV->t. 

[0008] HMiW©fl#ic*i->Ttt, -n 

*T?#U-f 3 F&£©#«RS5fcr>^S35rifeTtt, 

«?*-rS#g:tbT> #gHH62- 142099*fctt, ft87 
JP*;P7 3 > t* U -f 3 PMfttt©.K)&ft J: (5 fiKS&ft 
EfoftftftaWlftSftTV**. Jl©ft^fc»4, ft*£7Jl/ 

*;v«©ftAfcJ: hftj&w < & s - t^snfc 

**, «A*fcEJ|W**&aftSn*^;i'FAfcH:IBft 
X, #W¥l-262527, #M¥1-262528^I^ 

tt, *ft7;v*^fls^ftt*'J-f3Fi»K#©«^*J: 
Dft«**EWftJWI«*nT^6. '©«^IC«. ft 
ft7***«©»AftfcKIIB«%<, *©»AftfcJ:0 

*U C©«WB*ft©«#KIW<U-f5F*IB©7>l' 
***©«*#«ft«iWCJ: D«t U ^ h A*»ftft 
C«k o T«4W* t V> 3 Wft«»*o fc. 
[0 0 0 9] ^niC^L, #MBa64-25126^ICtt, 7^ 



(4) 



mm \z «k s h ft ©£ft &*p s £ 1 arc * 5 1> © 

©, 5?73>*fcD©7;i<*J«©*flf#ffiV>fc». ft 
6n«?JkhftfcttH»*»*ofc. ftPI¥ 4-733 

LT<D®mzh®m?&o1t. £©«fc, #>M3F©*iO 

NHi ^ N H 2 




3 6 12 2 




[0 0 10] 

[«■*****&*©*« *mm, .tmm& 

1) HR5S CD 
[0 0 11] 
[ft 6] 

C 1 ) 



CHrO-(CH 2 )rCH3 



[0012] (5£f, n«7£U2 l&TWg&fc* 
1") T!a«n*5>73/^>-tf>R«*, 

2) -f« C13 +©n*U lg±2 1KT©SRT» 
*±E1) ©>>73/^>-t?>gPI#, 

3) -IKS [1] T»*n*$>7 5 

tt>l i E^Xtt±*irr*^75>t^h?*^3K 

0 0 



-N 



05~5. 0 dl/g (aflE3 0*C©N-^^JHinU H 
2§S0. 5g/dl ) ©#«M3F8MWM:U E 

a? nsHaatf-oss. -*&£ [2] 

[0 0 13] 
[ft 7] 





Y Y 




[0 0 14] (3^ Attxh7#;V#>K£*lfifc*S 50 
#'M3F. 

4) -jRsfi CI] Ta*n*3?73/^>«>IS»ftft 
3) ©tf«M3 F, 

3) ©#'M3F. 

6) Th9*fr*>m]kZf*®mW*1fi. 1.2,3,4->* 40 
D^>fh y 2 «*«n? * 5 £ £ £#1S t 
t*±E3) ©#IKSF, 

7) ±|B3) B*®#U'f 3 P«fflV>fcttftEfflN. C 

wrs *>©•?&■&. 

[0 0 15] *»W©5?73/^>'tf 



C2) 



HrO-(CH 2 )TrCH, 

-r-5^<hi:j;o. «jRfce«tt7^MS&*-r*#u 
-f 3 Foaa^wfcwwfca&n. «?*«&£*©# 

fi*jj*SHF©EfoWHfc©*S, E©v73/^>1>> 
£§&#©* Jl,#>fS£ISfii5T<5 C i t«fc 0 jfl 'J -1" 3 FSffi 

©7>w4r;«©»*«a&tt«fcai» , r* - t*»T?*. 
j£ti«eiitso^hft©iw»*«iiBTf»»3, x, 
hft©aawft#ttt>'>fc<, *fti/fcErttt*»*!:i 

[0 0 16] 1&m<D-m^ Cl] ^82*1^)^73/ 

[0 0 17] 
[ft 8] 



NO 



(5) 



NO 



# 



6-136122 



CS) 



C H 2 -X 
[0018] (a*, xu/\u>f>m?zm?) 

HO-(CH 2 ^-CH s 

[0 0 2 0] ntt7£H±2 iaT©8ft** 

NO* NO 2 



[0 0 19] 
[ft 9] 



* [0 0 2 1] 
[ft 10] 



C4 ) 




(5) 



CHrO^CHsk-CHs 



[0 0 2 2] (jC*. ntt7«±2 1 KT®»R*« # 

Efc-jR* C5] T3l3n5ft£#l<t>©xhog£Sm 
0*fe1?S7cLT75ySt3E«lt521tlC<fcDSWi: 

•fsMfB-jssc en T*sn<&5>73 

[0 0 2 3] lft!B-$5£ [3] Tg$n-5ADy>ft^ 
;k 3,5-^r:|>D^'p^>^;P, 3,5-^xhaa-F 

a (4] T?*4n««fitt7Ji'*Ji'7^a-;ptUT # 

tt, l-J+J-fa I-tXS-M 1- 

«?>t*>^-;k l-Fx^y-Jk i-hUx*y- 
;k i-xh?7 i *y-;k i-^>^7 i */-;K i-a* 
•y-r*/-;K i-a^x^/-;k l-tpf?*/- 
;k i-j+fftj-fc l-xo-y-y-^k i-A>x-f 

[0 0 2 4] MEHKit C3] Tf£ 3 A □ -7* >ft V 

-hai>?)it-&js: C43 T«*n*«««7;v* 

^7^a-^tOK«IC*V>TfflV»*ia»il/Ttt«A 40 
«. *BSft^-h'J^A, *Kft*UtfA. *Kft#;k> 
OA. JSfctf-h'JtfA. ESBtrt'JOA, **fltf-MJtf 

AfctNaatasaws trains. 

T, BSKzKSHxh^^kT^n^A, tF5^ 
7> ; 6x£;k7'n5 h\ xh^^kT^-OJkH- 

[0 0 2 5] *E£fcfflV>*S&«E£LT«, rh7bH 



^A75H, S^WkTfehTSP. S?*3\>k*Jkfc 
£**#»T»*. #Kf&©KJfti&£te, -30 ~ 15(TCO 
[0 0 2 6] IME-HR5S C53 T?«Sn*^hD^> 

D#afcj|ffl/. X, «ftffi«B#lET, h'J^ODv7 
>, hU7nbf;k>7>, h'Jx^;k>7>fc£©kF 
D 5/9 >ft-&«tR***T'b £ 

Mil, *®ttfcfe**#XgH*T=y$-Jk 6 

[0 0 2 7] t©R«{CfflV>*»«tl/Ttt, £#CH 
4L&V>fc©T&ntf<fc<k 7;P3-;k xh^kHD 

Ktt, -100- 150X:, *?*U<«-50 ~100 t:©«ire 
fr3 

[0028] &±&Afcck 5 o^ns 

*«tt7**A«*irr*#'j-f s p uta* 

[0029] **«©i]« u-r 5 v*®&umm\zm. 
sn&v>. ^wtttxh7*;k^>i6S^-eoj|*# 

U HUH 5 FfcUT&SilitfT**. *«WO#U 



[oo3 0] *<r>mm*mi st, tra^uyMi, 

2, 3, 6, 7-7- 7 * U >T h 7 ***>»> 1, 2, 5, 6-7-7:? 
k7rl> 7***78, 1.4,5,8-t7^L'>f h7*JP 
*7gt 2,3,6,7-77h7-fe77'-h7***7iS, 1,2, 
5, 6-77 h7-fe>7"-h 7***711, 3,3',4,4'-e7x 

x*7--i>7***7Sg, 2,3,3', 4- tf7i^rh7* 

**7K, t?7 (3,4-^*JVjH+'>7i=;P) x~r 
*, 3,3\4,4 , -*>V*7x/>Th7^**>"*, £7 
(3,4-^*^*^71=*) X**7, tf7 (3,4-7 
****-77xX*) 2,2-fc"7 (3,4-5?*** 

*->7xX*) 7*nA7, 1,1, m,HW7W-D 

-2,2- (3,4-7*;^*->7i=;W 7*nA7, t? 

7. (3.4-7****'77xX*) 7/9MUX77, t7 
(3,4-7****77xX*) -77xX*-7;77, 2,3, 
4, 5-£Uv>77"-h 7***78. 2,6-E7n (3,4-7** 
#*j/7i=« t'J 77ft£©7?"i«-7*- b7***> 

$ a e n s ®z:**»m c n s © 5; * ** >k 3? 

K A □ y l, 2, 3, 4-7 7 n 7* 7x h 7 * ** 7 
m, l,2,3,4-77D^7*77"-b7***7$, 1.2,4. 
5- is? DA^>f h 7***78, 2, 3, 5- h U *** 
v7 0^7^*88, 3, 4-7*****7-1, 2, 3. 4- 
fh7tFD-l- ^7^l/>3A^»a^OlB!liaTh 

7 * ** 78&tf *: n s ©r#Mt*tttf fc ;in & © 7 * 

**78-78Any 1, 2, 3,4-7** 7x h 7** 
* 78£ H ©JHHSiSr b 7 * ** 78fttf n n 6 on* 

*«jMt;fcEn&©^***>Si>'tADywb«i^t* 

[0 0 3 1] »C, BlftlW!j*tl/TH:. ftgasntt 

o jftjtft s lis^x h 7 *** 78&tf n n & o-M*® 
attfc ^ns ©-7*** >rt^it Apy t 

<, SIC, l,2,3,4-7^P75->xh7***>^n«f 
*t*3W8Fi-l/K X. En6©rh7***>8Rtf* 

©&&#© 1 axis 2 aeu*JB^ UTttffl-r * n 1 1> 

[0 0 3 2] *58^tt, xh7***78*3<ktf*-©S§ 

(«~F. 7***775 7 tirr) i*netf*.©HR® 
-775 7 (HT. -*^75>t«t) ::*< 

CH 3 
<k i 0 

(.H3 



(6) 



* 



6-136122 



NHi{CH s )r 



*tic±o. 8 "-U©it«tt7;W««* 

TStfLH 5 FfcU fiJ«07***Sffi-S-rP8S-r-5 

U SilH^a©iS«)e.nfc7 c *hft&'2:^*BHT^ 
fcmpbAitfS-bOTft*. lot, *»PJ0>*U 
-f5 F£ft£fc&Kffiffl£n*5775 7«, 7***-7 
75 7S^^fr5. 

[0 0 3 3] 7***-775 74>©7****I , i , £-$'& 
8&±©»$Stt7***gT&0, ffS:L<tt«*Rl 
J0 2«±©E^«7***S-C&0, ft$9<Z>£,B£]-A5 
-fUtftlCttftftftl 2JB1±2 2«TOE«tt7***S 

Sfc, 7*-*h*l sift* Ztomifi 

7C 

[0 0 34] 7***77 5 7EW©-)IS;i-7 5 7te. 
-jJSfC*'M 5 HftdElC«ffl*n<5-»5?75 7Tfco 

Stftltf, p-7xX77:775 7, m-7xXl/7775 
7, 2,5-775/ 1>*X 7. 2,6-775/ ]>*X7, 4, 
4'- -775/tf7xX*, 3,3'- -7***-4,4' -775 
/tf7xX*, 3,3'- 7/h*7-4,4'-;775/H7x 
X*, J*75/*77xX*;<*7, -775/77xX>V 
X-x*, 2,2-775/v*7xX)l/7*nA7, t"7 (3, 
5-7X**-4- 75/7xX*) M?>, -775/77 
xX*7**7, -77 5 / ^77*7 x/ 7, 775/T 
7?V'7, l,4-t*7(4- 75/7x/*-7) ^7tf7, 
1,4-tfX (4-75 /7xX*) ^7if7, 9,10- t"7 
(4-75 /7x=*) 77h7"fe7. l,3-fX(4- 75 
/7x/*-7) ^>i?7, 4,4'- t7(4- 75 /7x/ 
30 *-7) 77xX*7**7, 2,2-1*7 [4- (4-7 5 / 7x 
/*-7) 7xX*] 7*DA7. 2,2-b'7(4- 75 /7x 
X*) A^7Wn7'n/tX 2, 2- [4- (4-7 5/ 
7x/*-7) 7 xx*] A*-y-7*^n7a/t7*fts©^ 
#^775 7, tf7(4- 75/-77nA t ^->;i,) 
7. If 7 (4- 75 /-3- /^*-77DA*-7*) /,*> 
*f©l!ili-£f:775 7&^xh7y7* : ^7-775 7. 
1t/«5 L W7775 7'f©"*il»«775 7, HCtt. 
[0 0 3 5] 
[ftl 1] 

40 

CH, 

r-S [-(CH^NH, 



[0 0 3 6] (jf-4 1 , nttl*>e.l o©s»«-sf) 
©775/7n*-9-7^^f6tl"5. X, En^©7 
7 5 7© 1 HXtt 2 a^iSri'&LTffiffl-r 5 Z.bh~£ 
**. *^W©*'J'f5HS**t-&-r-5"S|-:, ffiffl-r?>7 



?SiJ^*Pas-r5EtK«fc0tto*tt»f©*U'f 5 H© 
T^JtlCMffllTtS. E©fS©7***-775 7©il)^ 



75 7©i^-e*»|-:^-r-57***775 7©-e*tS:© 50 ttl -6*%K±1 0 0 ; e*5«'^TT*O'6FSb<«, 5 



11 



• 



(7) 



[0037] TYyfi)vtsymas^mm^t7)v^ 
sKiMMtei/fcft. cnsaaKs Fftfsa*, £© 
?***>»x^#»fcm>4©aMRmr**. 

5***>lt-fc*ft©*MRi7***$>73 >£- 
»$?73>©*E;i*fc©ifctt0.8 #51.2 ~?$>Z>Zt 

a*flF*u>. a«oa«^R^i^«, !:©*;Wt*»llC 
[oo3 8] a^««t/ha-r«f*tErtiiiti/T«ffl"r 

[0 0 3 9] X, a#««»**-r**fc#u-f3Fii» 

ttS4LJS1fc0a#*». *'M3F (TO 
©S7C*!i«&#T0. 0 5-5. Odl/g (fig3 0 
tCN-^/UfnU F>f. 8*0. 5g/dl) £ 

[0040] ^vyi])^>m=.mmt-WLV7^> 20 

ft<, -tazm-*?fr\£W) FX N,N-^^^V7-fe 
P73F> H,K-S?^5 l ^*;i'A75H*©WlMitt«PK 
<pfc-R-773>***U ffflWIIfh?*^ 

[0 0 4 1] rP7;fr**>KxfeW&£H8S>73> 

tssfcSttJK'M 3 \*Mmftt?z&<DKfaum\* - 
2o^e» i5o*c» *f*t<«-5^6 ioor©£,t©sg£ 

[0 0 4 2] 3Et, £©*'M 5 PttC#« 100~400 

*7 5 £©-f 5 F*flAUltfcJBl*Tte¥tt 

#*. *8ip!©* 'MSP ft«fH • *?**©»■«, 
(MHR, Efctt***w*?©BfflKiLT«MT*fc 

HK/crt. »fi±fc^-njp©#u-f5Ha«ft»ia«- 

«±TllDf»-f5Ffl:l/T#'J-r3HfflRS»J«"r*Ct 40 

CL©IBffl^5#U^5Hj|lWfl««tt, ±B 
a6***-t©£*JflV»Tt>a<. X. ftJKUfc#U-f 

s H»Kff**ia«©*. ^^y-;v©rt^a^ffitf 

<fc K ±E* 'M 3 F jffiK#:i8»j©#fi88E&tf /X« 
ttai3iKUfc#U<Sl«ttK#©B*«JWIttt. **M 

s HttK#*»«rr* , b©T*n«»KiH«ana^. 

[0 0 4 3] •5-ne.©S«E©A#«3|i:bTtt, H-*^* 
fcDUHX N,N-i?^f 1 ;V7-feh73H. N.N-^/^JU 

*;vA73H**#if-55it38«-ee*. cms a, 50 



# 



6-136122 



[0 0 4 4] X, »R±T3MHSH4s2««Uia 1 
00~40WC©fta©fiflEStlffl"T?#4*», #1- 150~350 
^©«H*t»*UVi. 

[0 0 4 5] **«©#U-f 3 H««««C**-r 

*»£fctt. xP5#**>»Xji*»t-ft*73> 

fcU #U-f3H**tt*Ci:«fTr#*. i8fc*T* 
U-f S HIW#«*U-f 3 Ht«W*«^CB. a* 

JRtft*CJ:&B!llt&ai*, 100 frSSHTC, ff*L<« 
120^5 25O"C©tti:0i&&£gJ?T€r£. 
[0 0 4 6] X, #'M3FttK#€jS'M3]«fc«flS 

[0 0 4 7] £©.k5CLT#Snfc*'M3FJg$)3c« 

*Snfc#»M 3 H t>©T?»tittttK:l8S 
StlfcHflt. <■©«£: U-CttZ-KD'J FX N-^^tT 
n'J FX N-XTMVfcTD'J FX N-ex*tfny FX 
N,N-X*3 1 *7-feP73 P\ M-3>* 9*****73 
F, r-^P7?h>§«mtl5. 
[0 0 4 8] *©«. ItfBilOj'J'f 3 F 

±E*atJnAT"b«itoa:v>. ^©Mttxttx^nr 
dv*7, ^fjktny^, x^***Kh-*, 7 
^***Kh-*, x^***tfF-*7-fer-F. x 
^U>^'J 3-**jj«|ltf&n*. 
[0 0 4 9] X, 3 «££«©**«£ JEfcft 

±S-fr5@MT, ft6n&#'J-f3|s««fc*y7U> 

*«*«R±KWlri/. MBS***** tile* D« 
*±fc#«M3 F*Bt*»J*3tt*J:i:#«TS*. £© 

is©fflisttiSfiw^ssfn«5te^*o, a*»8o»& 

[0 0 5 0] 

[0 0 5 1] 1 . J?X F D^>1?>l!»«^« 

I^Jfiw 1 

1- Fx* / -*30. Sg(0. 166iol) &tf**fl;^- F 'J *J A 
7.31g(0.183ol) i&f h7t FD77>300ml "ffiM 
T 6WHBK«a*fc. z\<D®&\z, 3,5-> 5 xFn^>^ 
*^ n U F30. lg(0. 139iol) Sf F y t F D7 7 >300i 

i -20"CT«Ti/fc«. ss-r 2i$ra 



13 



(8) 



a t^)VJa \z®mz -a- > 'J * 7A$ffl ^t«» u 

Tf2fl}ii^ C6J ©^M3^>tr>|§£ttl5.8g OR 
$31* ) LT^fc. ft£, £j£4fe0ttB 

tt, IR, NMRiDfrofc. 
[0 0 5 2] IRX^hMor 1 ) ; 3110, 2918, 2840, 
1552 (X h DSC £«tttt<fttt) . 1458, 1330 (X h D 
£CJ:«ttttftft) , 1124 <X-xJHifcfc**#tt** 
NO* ^ NO. 



6-136122 




*«R) , 910, 872,799,710' 
1 H-NMRX^i' (CDCla ) ;0.96(3H, t, CH 

3 ),1.08-1.66(20H,m, -CH2-), 3.60(2H,t, -O-Ofc -), 
4.71(2H,bs. -CH2 -0-),8.58(2H,bs, j3-H),9.04(lH.bs, 
a-H) 

[0 0 5 3] 
[ftl 2] 



(6) 



C H2-0-^C H 2 -)ttC H 3 



[0054] mz. n<bwtv-hw<.>i£>mmio 

g S^^D->100ml C**U 5X- /S5$»7A#-# 

> 2g gagnu **£au&tf&s&?imiwt7c£ 

Jfcfcfrofc. *200ml gffllU #6 

nfc«rfll«*n-^+ , *J->T?HIS*tfc. ■€■©»*. TIB 
#$13 C7] ©$>75/*>-tf>B»#6.0g (iR$72S 

I R, NMRiOffofc. 

[0 0 5 5] I RX'S? WW cm-1) ;3398, 3170 



X3 7St::,fc«1*tt«R) ,2915, 2850, 1588, 1450, 136 
5 (v75/7x^;USI::<fc£ft£KiK) » 1195, 1110 

(X-xJWSSfcJ:*#tt!*K) , 1100, 809, 715 
'H-NMRX^HH (CDCh ) ;0.90(3H, t, CH 
3 ), 1.06-1. 67 (20H, m,-CH2-), 3.44(6H, I, -O-CH2-, 
20 Nfc), 4.29(2H, s, -Cfc-O-), 6.00(2H, bs, J8-H), 6. 
15(lfl, bs, a-H) 
[0 0 5 6] 



[ft 133 



NH 



NH 



C 7 ) 



CHrO-^CH^CHs 



[0057] mum 2 

5**y-;W0. 28(0. 166iol) fcJBV»ifc&*tttEI«®EJ6; 

*fjv», teaks* [8) o-s-hu*>v>mmm 

8.2g (IR* 310 £l«M*tlT#L fcS, 4 
IR, NMR<fc9fro£. 
[0 0 5 8] I RX^h;K cr 1 ) ;3114, 2910, 284 
7, 1539 (XhO*fcJ:*tttt!ftJK) . 1469, 1349 (-★ 

NOj /\ N0 2 



5(?*hDSIwJ:-5#ttiSJR) , 1131 (X-7-)U8G\Z£Z® 
ttRtt) . 920, 878, 808, 730 
'H-NMRX^ h)V6 (CDCI3 ) ;0.97(3H, t, C 
Hi), 1.09-1. 69 (28H, m, -Cfc -) , 3. 63(2H, t, -O-CH2-), 
4.72C2H, bs, -CH2-0-), 8.58(2H, bs, j3-H), 9.00(1 
H, bs, a-H) 
[0 0 5 9] 
[ft 14] 




C 8 ) 



CHrO-fCH 2 >TTCH } 



[0060] mz, mnrzv-hu^>v>mmmo 
g sv^*-y->ioomi \ztsmu mmm 1 tmm\zR 
Tia«ij§ic o) <dv7 * ; *>vy®mw 

6.0g (iR*70X ) &ae©*ttT#fc. fcfc, 
«JCDi8§8tt. IR, NMRiOfrofc. 
IRX^MK cm-1) ;3409, 3110 (7S.;m\Z£Z 



/7x-;Hitr«fc5«p'tt9RiR) . 1195, 1110 (X— r 
;HSe^lr<t5#tt®iR) , 1103, 815, 723 
■H-NMR^^ h)V6 (CDCh ) ;0.89(3H, t, CH 
3), 1.07-1. 67 (28H, m.-CIfe-), 3.42(6H, 0, -0-C&-, 
NHj), 4.30(2H, s, -CHa-0-), 5.97(2H, bs, 0-H), 6.1 
3(1H, bs, a-H) 



WttlWD , 2917, 2847, 1602, 1469, 1370 (v75 50 [0 0 6 1] 
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[ftl 5] 



* 



(9) 



®B8¥6-13 6 122 



NH 




NH 



O-SCHt-hrCHi 



C9) 



[oo 6 23 m. 
mmm \\z%^x\-YTn;-frv>ftt>*)\zi-*>79 

Ttl/-)V44. 9g(0. 166mol) &fflb>fc£lftttPlttC!>£j£ 
fcfrK TfB*&£ CI 0D 

13. 8g («* 22*) £8£fe*&*£UT#£. ft*. 4 

mwmmt. ir, nmrj;d?to&. 

[0 0 6 3] I RZlif h;K cr 1 ) ;3115, 2912, 285 
0, 1539 (=hnatKJ:«ttS*«0 . 1469, 1350 (-* 

N0.« ^ N 0 2 




* HPl6lc**#MtBM!0 . H28 (x-^HSSlcfc** 
ttMK) . 915, 870, 803, 740 
10 'H-NMRX^ h)V6 (CDCh) ;0.98(3H. t. Cfo), 
1.10-1.72(32H, B.-CH*-), 3.60(2H. t, -O-CH2-), 
4.7K2H, bs, -CHj-0-). 8.58(2H, bs, 0-H), 9.02(1 
H, bs, a-H) 
[0 0 64] 
[ftl 6] 

CIO] 



0-SCH 2 }ttCH3 



[0 0 6 5] #^nfex-ha^>-if>R«mo 

g &^^it>100iiil C*«Pl/, S^M^ 1 

TfB#tii5£ Cl l) ©i?-hn^>1f>R»# 

5.4g (g*62X) *efi«5*ttT#fc. ft*. 
«J0Hi8te, 1R, NMRJcOfr^fc. 

IRX^MK cr 1 ) ;3409, 3111 (7S.;m\Z&Z 
fttt&iR) , 2920, 2844, 1600, 1491, 1400 
y7x=^»KJ:«Wt*«) » 1205, 1110 (X-r* 
NH. ^ N H 2 




*,MtfcfcJ;$tttt0MSO . 1120 ,817. 710 
'H-NMRX^? hJP(5 (CDCh) ;0.88(3H, t, CH3), 

1.09-1.69(32H, m,-CH2-), 3.48(6H, n, -O-CH2-, N 
HO, 4.32(2H, s. -CH2-O-), 5.95(2H, bs, 0-H), 6.1 
2(lfl, bs. a-H) 

[0 0 6 6] 

[ftl 7] 



ci n 



CHrO-^CHj^nCHj 



[0067] %.€\z* mm}i~3T®t>wtV7s; 

[0 0 6 8] 2. #U75v*«0«fi 
4 

$#30.7 g(0.1 mol), l,2,3,4-y?a^>fh7* 
;>#>it2&S*#; (&T, CBDAtllSI-) £19.6 g 
(0.1 mol) *N-^?)HfDUF> (filT, NMPtBS 
■D 285gfc»WbT, 20tT 4mWSI#Lft|§£KJ&£ 

ff^. $v7s.y2&*mto®mmmvtc 

[0 0 6 9] #5nfe^U-7-©S7C*!iKfJ» 0.83 dl/ 
g (»S0.5g/dl , NMPf. 30t) Tfc^fc. ^CO^ 

«e»9^as«K3-hu 250 t/iwmiJiMaabT, 



[0070] mm* 5 

mmm 4ic*v>t, V7*;'<>v>mm»tbxm 

$#36.3 g(0.1 mol) NMPS317 gtVTzfJ, 

ft. #6n&#UT-©a7c«i*tt, 0.66 di/g ats 

0.5g/dl . NMPt, 30C) 

[0071] £<Di§&£#7Xg«l;:3--hU 250 *C 
fc. #&nfc*iio 1 RWt*ffv». *mvt7fr*n& 

[0 0 7 2] gj&tfl 6 

jsw 3TM§&n&«iii$ ci 1) o^7sy^>if> 



[ 
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(10) 



6-136122 



8§2S|#39.1 g(0.1 nol) *J8V». NMP£333g 

fc. #e»nfc#'jT-©jt7citeStt, o.56 di/g at* 

0.5g/dl , NMPtp. 30*0 T&ofc. 
[0 0 7 3] £©**ft#5;*3ESfc3-hU 250 *C 

coo7 4] mmm i 

nmm 4£*»t. w&a (7) ©v>7s/^>-tr> 

8§##30.7g(0.1 D0l)©ftt)t)C StigiS (7) ©v7 
Sy"*>-K>SS*#6.13g(0.02 nol) . 2,2-tfX [4- 

(4-73/7x/*-» 7i=*] 7*D/1> (HT. B 
APBtBS-T) $32.8 g(0.08 mol)£fflV>, NMP£33 
2g£ RISK UTtf 'J 75 y 9RWn*ffiR 

fcHSJLfc. #6nfc#UT-oa7C*SKtt. 2.07 d 
l/g («K0.5g/dl , NMP«P, 30*C) T*t3&. 

[0 0 7 5] CO»««3tf5XaMRfc3-hU 250 °C 
/lRIIIS»ftai/T» ^-fctf'MSFMJSJBJSa-a' 
fc. 1l6tlfcMIOIRl»E*ffV>, «B*7A*/« 

[0076] mmw 8 

^gjfi«af 7fcfeV>T, CBDA0ftbD££n;iU?h 
(KT. PMDAtBSf) 21.8g(0.1 nol) 
NMP£385 g tLfc&Wi, Wifcl/ttfU 
75y*«*WW«**Hlll/fc. HSnfc^U^- 
OSTCttStt, 2.30 dl/g (UK0.SK/dl . NMP*> 

arc) 

[0 0 7 7] £»»«**?X«SK3-hU 250 t 

/mwfRsaai/T, «#M5FiisM3t 
[0078] nam i 

£JSt»l 7C4SV»T, m&& [7] ©J?7 5 

(Uttfl) ($»«*) 

1 4 

2 5 

3 6 
1 7 
1 8 



*«MW**fflVvJ\ BAPB41.0 g(0.1 Ml) , NMP 3 
43 g£fflV>fc£tfM4, R«KLT#U75v*K+R* 
SiRSPISbfc. #&n&#yT-©*5a6*tt, 1.20 
dl/g (»g0.5g/dl . NMP*, 30"C) TJfeofc. 
[0 0 7 9] tt&W 2 

gJMI 8fcfcv>T, JfjB3 C7) <DV7$.;^>V> 
St*^<&ffl^T> BAPB41.0 g(0.1 nol) , NMP35 
6 g*MWcm-te* H«fctT#'J75y^»«f»M# 

^s^sufe. ff6n&#UT-oa7c«i*tt, 1.20 

10 dl/g (8UK0.SK/dl . NMP*. 30*0 

*efic, H*S0I4~8, it^i~2T#en^U7 

/l>*IBjlljBiai/T#U-f5Hmll««***. tt"Ffc« 

[0080] ®*&<Dm6:tfv7z.ym*fflmm 

H3500lHllR/^TXtf>a-l>L. 8<rCT?10$h 18CC 

^hftOfHS: #U73y*ll+|IMWS*«NMPT 
K3500HJ&/#TXfc?>a-hU SO'CTIO^. laTC 

[0081] z<Dmm*fi~ey¥>yisii%., 50/zm © 

T, ffifi (;UI/?tt$i : ZL 1-2293) S^ALT**^- 
50 7XffiftL£^£ftfib;fc. i©-t;V{C3V>T«ai§ 

fift-e^hftsaieufc. ^haaw tar 

iS©7^7i>W7-£M«l1-£;:i:K:J;D> 3VPhfc 



(t:) 

180 

1 8 0 
1 8 0 
1 8 0 
1 8 0 



mm 

c ) 

82 

94 

9 8 

7 5 

7 7 



c ) 

90 
90 
9 0 

4. 

4. 



6 
4 



1 

ttttfl 2 

[0 0 8 2] 

[89!ro$&m] #SBW©^7S/^>i?>$«#ra:£& 



1 8 0 6 5 2.1 
1 8 0 6 3 2.0 

Mir, !**^*?®eidllUll 
©#U-f SH©«-&Ktt. ^©v ? 73y^>'tf>H«ft 

50 




(11) 



#P¥6-136 122 



(72mm m *- 

#£JII!IMBgi!Irtj±f!IW3552- 3 



